Key indicators: single-crystal X-ray study; T = 298 K; mean (C-C) = 0.005 Å; R factor = 0.048; wR factor = 0.201; data-to-parameter ratio = 13.3.
Related literature
For related structures, see: Zeng (2010 Zeng ( , 2011 Monoclinic, P2 1 =c a = 16.8249 (15) Å b = 7.1390 (6) Å c = 11.7101 (11) Å = 108.612 (1) V = 1333.0 (2) Å 3 Z = 4 Mo K radiation = 0.09 mm À1 T = 298 K 0.45 Â 0.32 Â 0.30 mm
Data collection
Bruker SMART CCD area-detector diffractometer Absorption correction: multi-scan (SADABS; Bruker, 1997) T min = 0.959, T max = 0.972 6611 measured reflections 2341 independent reflections 1330 reflections with I > 2(I) R int = 0.040 Refinement R[F 2 > 2(F 2 )] = 0.048 wR(F 2 ) = 0.201 S = 1.09 2341 reflections 176 parameters H-atom parameters constrained Á max = 0.15 e Å À3 Á min = À0.15 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Data collection: SMART (Bruker, 1997); cell refinement: SAINT (Bruker, 1997); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: SHELXTL (Sheldrick, 2008); software used to prepare material for publication: SHELXTL. Acta Cryst. (2011) . E67, o1351 [ doi:10.1107/S1600536811016497 ] 5-(3,4-Dimethylbenzylidene)-2,2-dimethyl-1,3-dioxane-4,6-dione W.-L. Zeng
Comment
In previous papers, the crystal structure of 5-(4-hydroxybenzylidene)-2,2-dimethyl-1,3-dioxane-4,6-dione (Zeng, 2010) and 2,2-dimethyl-5-[(5-methylfuran-2-yl)methylidene]-1,3-dioxane-4,6-dione (Zeng, 2011) have been reported. As part of this ongoing search for new Meldrum's acid compounds, the title compound has been synthesized and its structure is reported here.
In the title compound ( Fig. 1) , bond lengths and angles fall in the usual ranges. The 1,3-dioxane ring exhibits an envelope conformation with the dimethyl-substituted carbon C4 atom forming the flap. In the crystal structure, the molecules interact through a weak intermolecular C-H···O hydrogen bond (Table 1) to form chains parallel to the b axis.
Experimental
The mixture of malonic acid (6.24 g, 0.06 mol) and acetic anhydride (9 ml) in concentrated sulfuric acid (0.25 ml) was stirred with water at 303K. After dissolving, propan-2-one (3.48 g, 0.06 mol) was added dropwise into the solution and the reaction was allowed to proceed for 2 h. The mixture was then cooled and filtered, and an ethanol solution of 3,4-dimethylbenzaldehyde (8.04 g, 0.06 mol) was added. The solution was then filtered and concentrated. Single crystals were obtained by slow evaporation of a petroleum ether/ethylacetate (4:1 v/v) solution at room temperature over a period of several days.
Refinement
The H atoms were placed in calculated positions (C-H = 0.93-0.96 Å), and refined as riding with U iso (H) = 1.2 U eq (C) or 1.5 U eq (C) for methyl H atoms. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) Symmetry codes: (i) x, y+1, z. Fig. 1 
